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Abstract— Fe2O3-TiO2 nanoparticles promises as a highly 
effective material for adsorption of heavy metals and used 
as photocatalyst for the removal of organic dye pollutants. 
In this study, nanostructured Fe2O3-TiO2 composite was 
successfully fabricated by one-step reaction of ilmenite ore 
at the high temperature in ambient condition. The 
resultant Fe2O3-TiO2 composite was characterized by 
using X-ray diffraction (XRD), Fourier Transform Infrared 
spectroscopy (FTIR), Scanning electron microscopy 
(SEM), nitrogen adsorption-desorption isotherm. The 
effects of sintered temperature and time on the formation 
of the Fe2O3-TiO2 nanocomposite were investigated in 
detail. The Fe2O3-TiO2 was formed from ilmenite ore after 
calcination at the temperature of 700oC in 3 hours, 
followed by a ball-milled process in 4 hours. The obtained 
Fe2O3-TiO2 composite has an average diameter of from 50 
- 100 nm with the BET surface area of 7 m2/g. 
Keywords—Ilmenite,Fe2O3-TiO2, nanocomposite, mixed 
oxides, ore processing. 
 
I. INTRODUCTION 
In recent years, nanostructured Fe2O3-TiO2 particles have 
been extensively studied by many researchers for 
application of photocatalytic oxidation1-3 and adsorption 
processes.4-6 Various synthetic approaches for fabrication 
Ti /Fe oxides composites have been reported in the 
literature.1, 4, 7-8 One of the most employed methods to 
synthesize nanostructured Fe2O3-TiO2 composite is co-
precipitation. The co-precipiation technique is related to 
the dissolving of a salt precursor such as a chloride, 
oxychloride or nitrate. The precipitation of corresponding 
metal hydroxides is occurred during addition of base 
solution such as sodium hydroxide or ammonium 
hydroxide solution. The residues are then washed and 
calcined to obtain the final products. This preparation 
method is effective for synthesis of metal oxide 
composites. Other processes such as hydrothermal 
deposition,8-9impregnation8, 10 and sol-hydrolysis 9 have 
been also employed to improve the distribution of FeII/III 
into the TiO2 lattice. The sources ofTi and Fe in fabrication 
of mixed oxides composite have been utilized including 
titanium tetra-isopropoxide,8, 10 titanium IV tetra-tert-
butoxide9 and powdered TiO2 anatase as Ti pre-cursors 
and iron nitrate,8 FeIII acetylacetonate10 and FeII/III 
chloride as Fe pre-cursor materials.9 
There are several parameters affecting to the formation of 
TiO2 and Fe2O3 such as the use of synthetic method, 
calcination temperature and relative ratio of Ti and Fe 
oxides. For example, calcination temperatures of Fe:Ti 
(1:1 ratio) mixtures at 700oC and 900oC, lead to the 
information of rutile and of pseudo-brookite (Fe2TiO5) due 
to the diffusion of FeIII into TiO2 at higher temperature 
whereas only amorphous anatase and traces of rutile were 
found at calcination temperature of 500oC.10 
 Ilmenite ore (FeTiO3) is an important raw material for 
titanium dioxide production due to cheapness and 
abundance in nature for the titanium source.2, 11 Because of 
the attractively unique properties of nanoilmenite, it has 
received considerable attention for the utilization in wide 
range of applications such as supercapacitor,12 oxygen 
carrier in a chemical-looping combustion reactor,13 gas 
sensor, solar cells, chemical catalysts and photocatalysts.14-
18 Ilmenite ore has been employed to fabricate the Fe2O3-
TiO2 mixed oxides by many researchers.3, 19-22 Smith et al. 
successfully fabricated sulfated Fe2O3-TiO2 by treatment 
of ilmenite ore with sulfuric acid and the prepared sulfated 
mixed oxides show the photocatalytic activity toward 
oxidation of 4-chlorophenol (4-CP) in aqueous medium 
under UV–vis and visible light irradiation.22 The same 
procedure was also employed to synthesize sulfated Fe2O3-
TiO2 and used as a catalyst for conversion of vegetable oil 
to biodiesel.3 Recently, nano FeTiO3-TiO2 had been 
successfully prepared from ilmenite ore as raw material by 
simple modified sulfate route.19 This nano FeTiO3-TiO2 
samples showed significant effectiveness of catalyst under 
Fenton-like process. However, most of these Fe2O3-TiO2 
composites prepared from ilmenite ore contains sulfate 
groups and related to toxic fabricating process (treatment 
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with concentrated acid). In order to address these 
disadvantages, we present a facile approach to fabrication 
of nanostructured Fe2O3/TiO2 composite from ilmenite ore 
by calcinating of raw ilmenite ore at high temperature and 
followed by a ball mill process. The prepared Fe2O3/TiO2 
composite are thoroughly characterized by XRD, SEM, 
FTIR, and BET. The The effects of calcination conditions 
are also studied in detail. 
 
II. EXPERIMENTAL SECTION 
Synthesis of nanostructured Fe2O3/TiO2 composite  
In the typical procedure, 10g of raw ilmenite ore 52% was 
washed with 100 ml sulfuric acid several times. The 
Fe2O3/TiO2 mixed oxides were prepared by sintering 10 g 
of washed ilmenite at various temperature of 500, 600, 
700, 800 and 900oC in different periods of time in air 
condition. The calcinated products were then cooled 
naturally to room temperature before underwent a ball-
milled process with 150 and 200 g of 2 and 5 mm-diameter 
zirconia ball in the milling cell and filled with 80 ml 
deionized water. The milling process was operated at room 
temperature for 24 h. The milled Fe2O3/TiO2 mixed oxides 
were filtered and dried at temperature of 60oC for 12 h to 
obtained nanostructured Fe2O3/TiO2 composite. 
Characterization 
Particle size, morphology and surface topology of samples 
were observed by using a Hitachi S-4600. The surface area 
was evaluated from the N2 adsorption isotherm at 77 K 
using a BET TriStar II Plus 377. XRD patterns for all 
samples were measured using X'Pert PRO PANalytical 
with 0.15405 nm Cu-Kα radiation source. Fourier 
transform infrared spectroscopy (FTIR, TENSOR II, 
Bruker) was employed to investigate the surface functional 
group adsorbent of prepared nanostructured Fe2O3/TiO2 
composite samples. 
 
III. RESULTS AND DISCUSSION 
Illustrated in Figure 1 is the XRD patterns for the Ilmenite 
ore and the Fe2O3-TiO2 mixed oxides obtained from 
calcination of ilmenite ore at temperature of 700oC in 3 
hours. In the XRD pattern of ilmenite ore, all diffraction 
peaks were assigned to the Ilmenite (FeTiO3) phase 
(JCPDS card No. 98-010-4235). After sintering at 700oC 
in 3 hours in air condition and followed by ball mill 
process, FeTiO3completely converted to TiO2/Fe2O3 mixed 
oxides, which is clearly shown in the XRD pattern. All 
diffraction peaks in the XRD pattern of prepared TiO2-
Fe2O3 were denoted to the TiO2 rutile (JCPDS card No. 
98-006-2553) and Fe2O3 (hematite, JCPDS card No. 98-
005-3677 ) phases. 
 The formation of TiO2-Fe2O3 mixed oxides was further 
confirmed by FTIR spectrum. Figure 2 shows the FTIR 
spectra of Ilmenite ore and the Fe2O3/TiO2 mixed oxides 
obtained from calcination of ilmenite ore at temperature of 
700oC in 3 hours. In these spectra, the large and broad 
absorption peak at 3432 cm−1 is related to the stretch 
region of the surface hydroxyl groups with hydrogen 
bonds and chemisorbed water.23-24 The  
 
Fig. 1:XRD patterns of Ilmenite ore (black line) and as-
prepared Fe2O3/TiO2 composites (blue line). The peaks are 
indexed with standard JCPDS cards, I – Ilmenite ore, R – 
Rutile, F – Fe2O3. 
 
Fig. 2: FTIR spectra of Ilmenite ore (black curve) and as-
prepared Fe2O3/TiO2 composites (red curve). 
 
broad absorption peak at 1635 cm−1 can be assigned to 
the O–H bending of molecularly physisorbed water.25 
In the FTIR spectrum of ilmenite ore (black curve), the 
absorption peak at 543.1 cm−1 can be attributed tothe 
Fe–O bond in the ilmenite (FeTiO3).26. A broad 
absorption peak at around this position was also 
observed in the FTIR spectrum of the prepared mixed 
oxides, which indicate the presence of the F-O 
sketching. However, this absorption peaks was at higher 
wavenumber of 544.5 cm-1 comparing to that of 
ilmenite, which indicates the formation of Fe2O3. In the 
FTIR curve of mixed oxides, the apprearance of the 
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large absorption in the range of 600 cm−1to 800 cm−1, 
which is characteristic of the O–Ti–O bond,24 confirm 
the formation of TiO2 oxide. The above results indicate 
that under the high temperature of 700oC in the ambient 
condition, the FeTiO3 reacted with oxygen to form Fe2O3 
and TiO2 oxides. 
The surface morphology of nanostructured Fe2O3/TiO2 
composite was investigated by using scanning electron 
microscopy. Illustrated in Figure 3 is the SEM images of 
raw ilmenite ore and the Fe2O3/TiO2 composites 
obtained from calcination of ilmenite ore at 700oC in 3h 
and followed by a ball-milled process for 8 hours. The 
figure 3A shows that ilmenite ore is in form of 
micropaticles with the diameter ranging from 100 - 500 
µm. After formation of Fe2O3/TiO2 oxides, the particle 
sizes are significantly decreased with particle diameter 
down to 50 - 100 nm. This result indicates that the 
nanostrucuted Fe2O3/TiO2 composite was successfully 
fabricated from ilmenite micropartiles by simple 
calcination and ball-milled approach. 
 
Fig.3 :SEM images of Ilmenite ore (A) and as-prepared Fe2O3/TiO2 composites (B) 
 
The total surface areas of the nanostrucuted Fe2O3/TiO2 
composite were obtained with reference to the Brunauer–
Emmett–Teller (BET) multi-point and single-point 
methods [35] using the N2 adsorption/desorption isotherm 
data. All samples were pretreated with degassing at 90 oC 
for 1 h followed by 105 oC overnight with ultra high purity 
nitrogen purge before the measurement. The pore volume 
data were calculated by using BJH method which is the 
procedure for calculating pore size distribution using the 
Kelvin equation and DH methods. Figure 4 shows the N2 
adsorption/desorption isotherm plot and inlet is the BET 
surface area plot. The parameters of BET surface area 
analysis are summarized in Table 1. It is clear from the 
table that the obtained Fe2O3/TiO2 composite has the BET 
suface area of 6.9645 m2/g with pore volume of 0.023686 
cm3/g and the pore size of 15.7380 nm. 
 
Fig.4 :Nitrogen adsorption plot and inlet is the BET 
surface area plot 
Table 1: BET surface area values 
Surface area 
(m2/g) 
Pore volume 
(cm3/g) 
Pore size 
(nm) 
6.9645 0.023686 15.7380 
 
The effect of the sintering temperature on the formation 
of nanostructure TiO2-Fe2O3 composite was investigated 
by employing the X-ray diffraction pattern. Figure 5 
shows the XRD patterns of products obtained from the 
calcination of ilmenite ore at various temperature in 3 
hours. In the XRD pattern of ilmenite sintered at the 
sintered temperature of 500oC,all diffraction peaks were 
consistent with ilmenite phase(JCPDS card No. 98-010-
4235, which indicates that no oxides were formed from 
FeTiO3 under this temperature. When the sintered 
temperature was further increased to 600oC, the 
diffraction peaks in the XRD pattern show the presences 
of TiO2 (rutile) and Fe2O3 (hematite) phases. There still 
exists the diffraction peaks of ilmenite phase. However, 
no diffraction peaks of ilmenite was observed when 
calcined ilmenite at temperature of 700oC, which 
indicates that FeTiO3completely reacted with oxygen to 
form TiO2-Fe2O3 mixed oxides. When calcined 
temperature was further increase to 800oC, diffraction 
peaks were assigned to the formation of TiO2 (rutile), 
Fe3O4(magnetite), and Fe2TiO5 (pseudobrookite) 
(JCPDS card No. 98-001-2310, 98-010-8716, and 98-001-
2289, respectively). Interestingly, at the higher calcined 
temperature, all diffraction peaks was denoted to the 
Fe2TiO5 (pseudobrookite) phase, which shows that at 
this temperature FeTiO3 reacted with oxygen in air to 
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form Fe2TiO5. From these results, the calcined 
temperature of 700oC was selected as optimized 
temperature to obtain TiO2/Fe2O3 composite from 
ilmenite ore. 
 
Fig.5 : XRD patterns of ilmenite ore sintered in 3h at 
various temperatures in air condition. 
 
  The sintered time also greatly affects to the 
formation of TiO2-Fe2O3composite. Figure6 exhibits the 
XRD patterns of ilmenite calcined at temperature of 700oC 
in different period of time. After only 30 minute of 
calcination, majority of the ilmenite already converted to 
TiO2 and Fe2O3. This indicates that reaction of ilmenite 
with oxygen to form oxides at this temperature occurred  
 
Fig.6 : XRD patterns of ilmenite ore sintered at 
temperatures of 700oC in varioustime points in air 
condition.relatively quick. It is obvious from the XRD 
patterns that further increase of the sintering time did not 
significantly affect to phase of the calcined product, the 
phase and crystallinity of the mixed oxides were almost 
unchanged after 2 hours of the calcination time. 
 
 
 
IV. CONCLUSION 
In summary, we have employed a simple one-step 
approach for successful fabrication of nanostructured 
Fe2O3-TiO2 composite. The Fe2O3-TiO2nanocomposite 
was synthesized from ilmenite ore by calcination at the 
temperature of 700oC in 3 hours, followed by a ball-milled 
process in 4 hours. The obtained Fe2O3-TiO2 composite 
has an average diameter of from 50 - 100 nm with BET 
surface area of around 7 m2/g. While temperature greatly 
affects to the formation of Fe2O3-TiO2nanocomposite from 
ilmenite ore, the sintering time does not significantly affect 
to the formation of nanocomposite. The success of 
fabrication of nanostructured Fe2O3-TiO2 composite from 
ilmenite ore by a simple approach of calcination will 
certainly introduce a cost-effective way to synthesize the 
metal oxides nanocomposite, which can be use in 
adsorption, photocatalysis and energy storage. In the next 
study, we will investigate the photocatalytical activity and 
adsorption properties of this resultant nanocomposite. 
 
ACKNOWLEDGEMENTS  
This work was financially supported by Inorganic Lab, 
Institute of Chenistry and Materials . The authors 
acknowledge the facilities, and the scientific and technical 
assistance, at Institute of Chemistry and Materials . 
 
REFERENCES 
[1] Zhou, W.; Fu, H.; Pan, K.; Tian, C.; Qu, Y.; Lu, P.; 
Sun, C.-C., Mesoporous TiO2/α-Fe2O3: bifunctional 
composites for effective elimination of arsenite 
contamination through simultaneous photocatalytic 
oxidation and adsorption. J. Phys. Chem. C 2008,112 
(49): 19584-19589. 
[2] Su, H.; Lv, X.; Zhang, Z.; Yu, J.; Wang, T., Arsenic 
removal from water by photocatalytic functional 
Fe2O3–TiO2 porous ceramic. J. Porous Mater. 
2017,24 (5): 1227-1235. 
[3] Anuradha, S.; Raj, K.; Vijayaraghavan, V.; 
Viswanathan, B., Sulphated Fe2O3–TiO2 catalysed 
transesterification of soybean oil to biodiesel. Indian 
J. Chem. 2014,53A: 1493 - 1499. 
[4] D’Arcy, M.; Weiss, D.; Bluck, M.; Vilar, R., 
Adsorption kinetics, capacity and mechanism of 
arsenate and phosphate on a bifunctional Fe2O3–TiO2 
bi-composite. J. Colloid Interface Sci. 2011,364 (1): 
205-212. 
[5] Yu, L.; Peng, X.; Ni, F.; Li, J.; Wang, D.; Luan, Z., 
Arsenite removal from aqueous solutions by γ-
Fe2O3–TiO2 magnetic nanoparticles through 
simultaneous photocatalytic oxidation and 
adsorption. J. Hazard. Mater. 2013,246: 10-17. 
International Journal of Advanced Engineering, Management and Science (IJAEMS)                        [Vol -4, Issue-7, Jul- 2018] 
https://dx.doi.org/10.22161/ijaems.4.7.11                                                                                                                  ISSN: 2454-1311 
www.ijaems.com                                                                                                                                                                          Page | 578 
[6] Beduk, F., Superparamagnetic nanomaterial Fe2O3–
TiO2 for the removal of As (V) and As (III) from 
aqueous solutions. Environ. Technol. 2016,37 (14): 
1790-1801. 
[7] Gupta, K.; Ghosh, U. C., Arsenic removal using 
hydrous nanostructure iron (III)–titanium (IV) binary 
mixed oxide from aqueous solution. J.Hazard. Mater. 
2009,161 (2-3): 884-892. 
[8] Kang, M.; Choung, S.-J.; Park, J. Y., Photocatalytic 
performance of nanometer-sized FexOy/TiO2 particle 
synthesized by hydrothermal method. Cat. Today 
2003,87 (1-4): 87-97. 
[9] Zhu, J.; Zheng, W.; He, B.; Zhang, J.; Anpo, M., 
Characterization of Fe–TiO2 photocatalysts 
synthesized by hydrothermal method and their 
photocatalytic reactivity for photodegradation of 
XRG dye diluted in water. J. Mol. Cat. A Chem. 
2004,216 (1): 35-43. 
[10] Pal, B.; Sharon, M.; Nogami, G., Preparation and 
characterization of TiO2/Fe2O3 binary mixed oxides 
and its photocatalytic properties. Materials Chemistry 
and Physics 1999,59 (3): 254-261. 
[11] Zhang, W.; Zhu, Z.; Cheng, C. Y., A literature review 
of titanium metallurgical processes. Hydrometallurgy 
2011,108 (3-4): 177-188. 
[12] Tao, T.; Glushenkov, A. M.; Liu, H.; Liu, Z.; Dai, X. 
J.; Chen, H.; Ringer, S. P.; Chen, Y., Ilmenite FeTiO3 
nanoflowers and their pseudocapacitance. J. Phys. 
Chem. C 2011,115 (35): 17297-17302. 
[13] Adánez, J.; Cuadrat, A.; Abad, A.; Gayán, P.; de 
Diego, L. F.; García-Labiano, F., Ilmenite activation 
during consecutive redox cycles in chemical-looping 
combustion. Energy Fuels 2010,24 (2): 1402-1413. 
[14] Lind, F.; Berguerand, N.; Seemann, M.; Thunman, 
H., Ilmenite and nickel as catalysts for upgrading of 
raw gas derived from biomass gasification. Energy 
Fuels 2013,27 (2): 997-1007. 
[15] García-Muñoz, P.; Pliego, G.; Zazo, J.; Barbero, B.; 
Bahamonde, A.; Casas, J., Modified ilmenite as 
catalyst for CWPO-Photoassisted process under LED 
light. Chem. Eng. J. 2017,318: 89-94. 
[16] Halpegamage, S.; Ding, P.; Gong, X.-Q.; Batzill, M., 
Ordered Fe (II) Ti (IV) O3 mixed monolayer oxide on 
rutile TiO2 (011). ACS Nano 2015,9 (8): 8627-8636. 
[17] Zhang, X.; Li, T.; Gong, Z.; Zhao, H.; Wang, L.; 
Wan, J.; Wang, D.; Li, X.; Fu, W., Shape controlled 
FeTiO3 nanostructures: Crystal facet and 
photocatalytic property. J. Alloy. Comp. 2015,653: 
619-623. 
[18] Truong, Q. D.; Liu, J.-Y.; Chung, C.-C.; Ling, Y.-C., 
Photocatalytic reduction of CO2 on FeTiO3/TiO2 
photocatalyst. Catal. Commun. 2012,19: 85-89. 
[19] Phoohinkong, W.; Yimwan, W.; Mekprasart, W.; 
Pecharapa, W., Preparation of nanoFeTiO3-TiO2 
catalyst from ilmenite ore for catalytic degradation of 
methylene blue. Suranaree J. Sci. Technol. 2016,23 
(4). 
[20] Raj, K.; Prakash, M.; Shanmugam, R.; 
Krishnamurthy, K.; Viswanathan, B., Surface acidic 
properties of sulphated Fe2O3–TiO2. Indian J. Chem. 
2011,50A: 1050-1055. 
[21] Raj, K. J. A.; Prakash, M.; Viswanathan, B., 
Selective ortho butylation of phenol over sulfated 
Fe2O3–TiO2. Catal. Sci. Technol. 2011,1 (7): 1182-
1188. 
[22] Smith, Y. R.; Raj, K. J. A.; Subramanian, V. R.; 
Viswanathan, B., Sulfated Fe2O3–TiO2 synthesized 
from ilmenite ore: a visible light active photocatalyst. 
Coll. Surf. A Phys. Chem. Eng. Asp. 2010,367 (1-3): 
140-147. 
[23] Kuvarega, A. T.; Krause, R. W.; Mamba, B. B., 
Nitrogen/palladium-codoped TiO2 for efficient 
visible light photocatalytic dye degradation. J. Phys. 
Chem. C 2011,115 (45): 22110-22120. 
[24] Zou, J.; Gao, J.; Xie, F., An amorphous TiO2 sol 
sensitized with H2O2 with the enhancement of 
photocatalytic activity. J. Alloys Comp. 2010,497 (1-
2): 420-427. 
[25] Wu, J. C.; Lin, H.-M.; Lai, C.-L., Photo reduction of 
CO2 to methanol using optical-fiber photoreactor. 
Appl. Cat. A Gen. 2005,296 (2): 194-200. 
[26] Hong, T.; Mao, J.; Tao, F.; Lan, M., Recyclable 
Magnetic Titania Nanocomposite from Ilmenite with 
Enhanced Photocatalytic Activity. Molecules 2017,22 
(12): 2044. 
 
